H 3-tert-Butyl-2-hydroxy-5-triisopropylbenzaldehyde: A three-necked round-bottom flask equipped with an addition funnel, reflux condenser and a magnetic stir-bar was connected to a nitrogen inlet and was charged with 2,6-lutidine (3.12 mL, 26.8 mmol), 4-tert-butylphenol (7.19 g, 22.3 mmol), SnCl 4 (0.79 mL, 6.70 mmol) and toluene (200 mL).
The resulting yellow heterogeneous mixture was stirred at RT under nitrogen for 10 min.
followed by the addition of paraformaldehyde (2.68 g, 89.3 mmol). The mixture was heated under reflux at 90 °C for 6 h and the reaction progress was monitored by TLC.
The reaction mixture was allowed to cool to RT and water (200 mL) and diethyl ether (200 mL) was added. The resulting emulsion was filtered through a pad of Celite and the layers were separated. The organic layer was washed with water (x1), brine (x1), and dried over anhydrous Na 2 SO 4 , and then concentrated. The crude product was purified by flash column chromatography on silica gel (1:9 EtOAc/hexanes) to afford the title compound as a pale yellow oil (5.04 g, 65% 165.4, 164.5, 157.6, 154.0, 146.2, 139.5, 138.1, 135.9, 126.4, 117.8, 117.4, 117.3, 114.1, 71.9, 34.5, 34.4, 33.6, 32.7, 31.2, 30.9, 28.9, 28.7, 23.8 General procedure for the asymmetric addition of TMSCN to benzaldehyde The polymer supported salen ligand (0.1 g, 0.018 mmol), dichloromethane (10 mL) and a magnetic stir bar, are placed into a 25 mL round-bottomed flask. Titanium tetrachloride (3.4 mg, 0.018 mmol) was then added and the solution was allowed to stir at RT for 1 h.
Next, benzaldehyde (1.9g, 18 mmol) and TMSCN (1.8 g, 18 mmol) were added to the reaction mixture which was left to stir at RT for 24 h. The product trimethylsilyl cyanide ether was obtained from complete conversion of the starting materials (3.7 g, >99% yield), and in 86% ee by chiral GC. 
Supplementary Material (ESI) for Green Chemistry This journal is © The Royal Society of Chemistry 2005
S-8
The Soxhlet Dialysis apparatus was set up as depicted in the picture below. The dialysis bag was washed with CH 2 Cl 2 and placed in the soxhlet chamber. Next, CH 2 Cl 2 was poured into the soxhlet chamber (25 mL) and the threenecked recovery flask (100 mL) (dodecane was added to the solvent in the recovery flask as an internal standard for GC analysis) and it was placed in an oil bath and heated to 60 ºC. The soxhlet chamber was periodically replaced with fresh CH 2 Cl 2 from the reflux every 20 min. The solution in the recovery flask was sampled over 38 h, and a recovery of 97% was achieved.
After each cycle, the contents of the dialysis bag was poured into a 25 mL round bottomed-flask and fresh substrates (benzaldehyde and TMCN) were added. The reaction was then carried out with stirring at RT for 24 h until complete conversion of benzaldehyde was observed by GC. This reaction solution was then subjected to another Soxhlet Dialysis cycle. The PEG-supported chiral Ti-salen catalysts could thus be recycled up to five times (average recovery = 98%) with no loss in selectivity and reactivity.
Soxhlet Dialysis of PEG-dye: UV-vis experiments.
A solution of the PEG-dye in CH 2 Cl 2 (10 mL of a 10 mM solution , 0.1 mmol) and a magnetic stir bar, were placed in a 3.5 kDa dialysis bag. To the soxhlet chamber and three-necked recovery flask was placed 25 mL and 50 mL of CH 2 Cl 2 respectively. Soxhlet Dialysis was carried out under similar conditions as mentioned previously. Samples of the dialysate were taken periodically The theoretical maximum concentration of the PEG-dye possible in the recovery flask is Change in the rate of Soxhlet Dialysis by changing the capacity of the soxhlet chamber: = 50 mL soxhlet chamber; = 100 mL soxhlet chamber.
